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UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
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cate:  MAY 02 1983 905R83115

<BJECT Sample Handling Protocol for Hazardous Waste, REM;ri1 Contract

FROM: William H, Sanders I1I, Director
Environmental Services Division

7O Richard Bartelt, Chief and Michael Harris and Joseph Petrilli, FIT
Remedial Response Branch CHoMHILL, Incorporated Ecology & Environmen

Attached is a copy of the Region V Environmental Services Division
"Sampling Handling Protocol for Hazardous Waste REM/FIT Contract".
When it is known that samples will be shipped to a National Cnntract
Laboratory for analysis, this protocol must be followed in total by
all authorized samplers.

While this protocol is applicable for the analysis of water, oils
and solid wastes, the same procedure must be used for air analysis
requests. These requests will he processed under special analytical
services (see page 2 of protocol).

For additional information, please contact Charles Elly, Sample Analyses
Coordinator, at the Central Regional Lahoratory at 353-8370,

William H. Sanders III
Attachment(s)

cc:  Sanders
Yeates
Dikinas
Ross
Adams
Constantelos
Vanderlaan
Jiefenbach
Getty, FIT
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' ' REM/FIT PROTOCOL

The following procedures shall apply with regard to data review and
sample handling.

I. CASE SET-UP AND LOGISTICS OF SAMPLE HANDLING

A. CHoMHILL will set-up its own cases to secure National Contract
Laboratories (NCL's) by telephoning the EPA, Sampling Managzment Office
(SMD) in Alexandria, Virginia (702-557-2490, Ms. Eileen 0'Connor). For
high hazard samples which require inorganic analysis, CHoMHILL will have
to first contact Ms. O'Connor, followed by a written request from the
EPA Regional Counsel or the ESD Director (copy to SMO & Regional Lab)
to Dr. Theodore Meiggs, Assistant Labnratory Director, EPA, National
Enforcement Investigations Center (NEIC)(303-234-4661).

B. CHoMHILL will provide Mr, Charles Elly, EPA, Region V, Environ-
mental Services Division, Central Regional lLaboratory (CRL) with copies
of the case numher, NCL and yellow copy of the chain-of-custody form
for each study. This should occur not more than two (2) days after
samples have been shipped to the NCL. If sampling will occur frequently,
than reports should be submitted to Mr. E1ly on a weekly basis.

C. Charles Elly or other CRL personnel will prepare all Special
Analytical Services requests (SAS's), secure MCL's and case numbers for
the SAS's and send the information to CHyMHILL and to Paul Friedman
of the SMO., Dr. Friedman will review all SAS data. Following are
examples of when SAS's will he required.

1. Priority Pollutant Organic and Metals Analysis of 0ils
are requested,

2. EP Toxicity, Flashpoint and other RCRCA Solid Haste
parameters are requested,

3. Dioxins are requested hy the Region VII or High Resolution
Method.,

4. Parameters other than the 114 Priority Pollutant Organics
or the Task 1 and 2 Metals or Task 3 Inorganics are requested,

5. Lower detection limits than those in the regular IFB's

are requested. Other quality control which is more extensive than the
IFB calls for.

6. Quicker turnaround times than the normal 30 to 40 days are
requested.

7. Other requests not covered ahove.
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D, Packaging and Shipping

CHoMHILL shall use as a guide the Region V "Sampling Handling
Protocol for Hazardous Waste", May 27, 1982 and the "“llsers Guide to
the EPA Contract Labnratory Program”, August 1982 (Attached),

IT. DATA REVIEW

One copy of the data initially will he sent by the Natinnal Contract
Laboratory to the SMO (Paul Friedman) and one copy will be sent to the
CRL.

A. Dr. Paul Friedman will review all of the data.

B. Ms. Marcia Kuehl, CRL Quality Control Coordinator will estahlish
formal procedures for insuring that Dr. Friedman is reviewing data
correctly. (This protocnl will he formally tracked, since this is a
pilot study).

C. Paul Friedman will forward his findings to the CRL. The CRL DNata

Coordinator will forward Dr, Friedman's findings (following verification)
and all of the raw data to CHpHMILL,

I1I. TRAININAR
Charles Elly and Kathy Getty or Cindy Bachunas of FIT will provide
a one-day training session concerning implementation of the Natinnal

Contract Laboratory Program.

IV. RESOLUTION NF PRNBLEMS

A1l problems involving samples should be referred by SMO to CHpMHILL,
and all problems regarding data should he referred to Nr. Paul Friedman,
A11 correspondence on these issues should be copied to Charles Elly and/or
Marcia Kuehl,

Attachments
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DATE: JUN D 8 m )

SUBJECT: Revised Sample Handling Protocol for Hazardous Waste

*ROM: William H. Sanders 1II, Director
Environmental Services Division

Y0: Gerald Regan, CDO
A.R. Winklhofer, EDO
Joseph Petrilli, FIT
Scott McCone, TAT

Attached is a newly revised copy of the Region V Environmental Services

- Division "“Sample Handling Protocol for Hazardous Waste". When it is known
that samples will be shipped to a National Contract Laboratory for analysis,
this protocol must be followed in toto by all authorized samplers.

While this protocol is applicable for the analysis of water, oils and solid
wastes, the same procedure must be used for air analysis requests. These
‘ requests will be processed under special analytical services (see Attach-

ment #2 of protocol).

For additional information, please contact Charles Elly, Sample Analyses Co-
ordinator, at the Central Regional Laboratory at 353-8370.

Attachment(s)

¢cc: Sanders
Yeates W.-sfordens—
- Wagner
Ross
Adams
Constantelos
Bartelt
= Vanderlaan
N Diefenbach
Klepitsch
Kee
Schaffer
+Sutfin
_ Bryson
Zebo -
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SAMPLE BANDLING PROTOCOL
FOR HAZARDOUS WASTE

U.S. ENVIRONMENTAL PROTECTION AGENCY
REGION V
ENVIRORMENTAL SERVICES DIVISION

536 South Clark Street
Chicago, Illinois 60605

May 27, 1982
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SAMPLE HANDLING PROTOCOL FOR HAZARDOUS WASTE

I. OPERATIONAL PROCEDURES

A. Data Requests

For samples to be analyzed by the Central Regional Laboratory
(CRL) or by a contract laboratory, all requests should be initiated by
gubmittal of the ESD's Form-81-01 "Request for Analysis”™ (see Attach-~
ment #1). This form should be submitted, at least two weeks prior to
the survey, to William H. Sanders I1I, Director, ESD, for Priority #1

surveys and to Curtis Ross, Director, CRL, for all other requests.
The following is & listing of priority types:

PRIORITY #] - Highest priority work; immediate response or initiation
of the project by CRL is necessary; or other work already
in progress may be curtailed.

PRIORITY #2 ~ Righ priority projects to be scheduled and completed as
soon as possible without disrupting other work already in
Progress.

PRIORITY #3 - Projects to be completed around Priority #1 and #2 pro-
jects, but with some definite completion date, usually,
at least two or three monthe from request date.

PRIORITY #4 ~ Projects that may be completed if time is available. No
requested due date.

Samples will be analyzed either at the CRL or by a National Con-

. tract Laboratory (NCL) administered by the VIAR & Company, Incorporated,

EPA Hazardous Waste Investigations, Sample Management Office (SMO),
‘héreafter referred to as "SMO". The decision of whether the samples
will be analyzed at the CRL or by a contractor laboratory will depend



ks
,{’ ’ ,r /
(R ]

[Vet o RpsionnT Fp st fren ]

.2 -

on the priority, parameter, and sample type, or other factors. Most
Priority #] sanmples will be analyzed at the CRL. (The Division Direct-
or and the CRL Director make the determination.)

With regard to samples sent to a National Contract Laboratory,
Charles Elly is the EPA Region V SMO Coordinator. Elly will determine
whether samples will be sent to a NCL or to the CRL to be analyzed.

All prospective Samplers: (FIT excluded = FIT and TAT have designated
SMO Coordinators) must contact Elly. Elly also arranges for all analy-
ses to be done under Special Analytical Services (SAS = see Attachment
#2), as well as distribute SMO Traffic forms. Curtis Ross determines
the disposition of "Toxics™ or other types of samples.

Charles Elly resolves questions as to whether to analyze samples
wvhich were not collected according to the SMO protocol, inclusive of
FIT collected samples.

When completing the ESD Sample Request form, as much information
as possible should be provided about the site. This will help to
assure the safety of laboratory personnel handling the samples and will
assist in the proper selection of analytical methods.

Contractor Definitions

Generally, samples are divided into three categories: 1low, medium,
or high hazard.

Low hazard samples are normally be groundwater, leachate, or sur-
face water. (Concentration ranges from O to 10mg/l (10 ppu)) of con-

stituents.

Medium hazard samples are up to 15% (150,000 ppm) of a single

‘hazardous constituent. They are, for example, samples of materials

lying aslong side of & drum. The lower range for medium hazard samples
is 10mg/1 (10 ppm).
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High hazard samples are samples of hazardous waste materials, gen-
erally, the contents of drums. (Concentration ranges from 152 to 100%.)
These sanples are usually sent to the National Enforcement Investiga-
tions Center, Regulated Substances Laboratory in Denver, Colorado, for
dilution and extraction, and then sent to a NCL,.the NEIC or the CRL
for analysis. Following are the turnaround times which NCL's are
required to provide:

- Low Hazard Samples: Waters; organic and inorganic analyses:
40 calendar days.

- Low and Medium Soil and Sediments: Organic and inorganic analy-
ses: 30 calendar days.

- Medium Waters: 30 calendar days.

= High Concentration Samples: 21 calendar days at the NEIC and
30 calendar days at & NCL

(The total number of calendar days is equivalent to 51 calendar days.)

~ SAS: No set limitations (see Attachment #1).

B. LOW HAZARD SAMPLES (Water, Soil, Sediment)

Bottles, Preservation, Holding Times, Forms,
Quality Control, Custody and Shipping Procedures

Each low bazard sample collection by either FIT, TAT, or EPA
personnel shall consist of the following: '

1. ORGANICS: Water

« 1-one gallon glass bottle (teflon-lined caps) or 2-half gallon
glass bottles; iced to 4°C. MAXIMUM HOLDING TIME: 2 days until
extraction.

. .= 2=-A0ml glass Volatile Organic Analysis (VOA) vials (duplicates);

iced to 4°C (teflon-lined caps). MAXIMUM ROLDING TIME: 7 days.

‘"' ORGANICS: Soils and/or Sediments

~ 1=8 ounce glass wide-mouthed bottle (teflon-lined caps) iced to
4°C (filled no more than three-fourths full with sample).
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2. INORGANICS: VWater

- 1-onme liter high density polyethylene bottle (metals, 3ml 1:1 HNO3
preservative).®* MAXIMUM HOLDING TIME: 6 months.

- 1-360m]1 high density polyethylene bottle (Mercury, 3ml 1:1 HNO3 pre-
servative). MAXIMUM HOLDING TIME: 14 days

-~ 1-360ml high density polyethylene bottle (Mercury, 2ml of HNO3+KCry04
preservative). MAXIMUM HOLDING TIME: 28 days.

- 1-500m1 high density polyethylene bottle (NH3+TOC, 2ml 1:1, HpS0,
preservative, 4°C). MAXIMUM HOLDING TIME: %8 days

-~ 1-500m1 high density polyethylene bottle (pH+F~, General Chem., mo
preservative, 4°C). MAXIMUM HOLDING TIME: 48 hours.

~ l-one liter high density polyethylene bottle (CN~, 5ml 6N NaOH
preservative, 4°C). MAXIMUM HOLDING TIME: 14 days.

- 1-one liter high density polyethylene bottle (S®, 8ml, Zinc acetate
preservative, 4°C). MAXIMUM HOLDING TIME: 7 days.

~ l-one quart glass wide-mouthed bottle (0il/Grease, 10ml 1:1 H,S0,
preservative). MAXIMUM HOLDING TIME: 28 days.

- 1l-one liter high density polyethylene bottle (Phenols, 10ml CuSO,-
H,PO, preservative, iced to 4°C). MAXIMUM HOLDING TIME: 48 hours.

INORGANICS: Soils and/or Sediments

- 1-8 ounce plastic wide-mouthed bottle (iced to 4°C). (Filled no more
than three~fourths full with sample).

*NOTE: The pH of the sample should be checked in the laboratory, upon
receipt of sample. If the pH is over 2, more HNO3 should be
added to bring it to 2 or below.

All low hazard samples should be preserved before arrival at the
CRL (or a NCL), according to procedures listed above, which are consis-
tent with those on pages VI-4 thru Vi-6 of the Draft NEIC Manual (en-
titled "Enforcement Considerations-for Evaluations of Uncontrolled
Hazardous Waste Disposal by Contractor's™ Manual, National Enforcement
Investigations Center (NEIC), Denver, Colorado; April, 1980. The

-amounts of preservatives recommended are consistent with DOT regula-

tions, therefore, the samples can be shipped via Air Freight.
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Field Quality Control

For low hazard water samples, a reagent blank i{s required for each
type or group of parameters (especially those which require preserva-
tioni. In all cases, the bottles must be the same as the sample bottles
and must be filled with distilled-deionized or carbon~free water and
the preservative, if any. This "field” blank should be taken to the
gite where the real samples are collected and handled under the same

conditions as the samples.

For low hazard water and soil/sediment samples, & “"field" dupli-

cate is required for every ten samples collected.

The requirements for a field blank(s) and duplicate(s) is an EPA
national quality assurance mandate and is fully implemented in Region
V. The purpose is to detect laboratory and/or field contamination and

variation.

As a minimum, there should always be at least one field reagent
blank and duplicate per survey. Ideally, one blank and duplicate per
ten samples should be collected where practical. If only one or two
samples are collected and are critical, the Sampler should use judgment
regarding collection of the blank and duplicate.

Chain of Custody Procedures

EPA Region V and FIT/TAT personnel must use the Region V "Chain-
of-Custody Record”™ (from the EPA's Office of Enforcement) and Custody
Tags. All samples to be tracked by CRL personnel must contain CRL

sample numbers.

Attached is a memo from Robert Laidlaw, NEIC (Attachment #3), to

.- Thomas Yeates, Region V DPO, which excellently highlights the chain-of-

custody and should be used as a reference. Please note the requirement
of a separate custody record for samples shipped to different labora-
tories and a separate custody sheet for each sampling site. Do not

~
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put more than one survey on the same custody sheet (example: Breiten-
stine, Hershberger and Lake County Landfill surveys were all put on
the same custody sheet). Each site of a facility should be listed

separately.

Low hazard samples may be brought into the CRL; however, samples
may also be shipped from the field, providing the following protocol is
strictly adhered to - all samples which will be sent to a NCL should be

accompanied by:

l. The SMO Organics Traffic Report
2. The SMO Inorganics Traffic Report

The Region V ESD Chain-of-Custody Form(s)

S. The Region V ESD Custody Tag(s)

6. The Region V ESD Custody Seal

7. Stick-On Label removed from the Traffic Report

€s to only

*Required of TAT, Regional EPA and FIT personnel.

All samples (organic and inorganic) are to be shipped via Federal
Express, Purolator, or Emery.

Charles Elly (or his designated alternative) should be notified
prior to shipment of the samples. Elly will contact the Sample Manage-
ment Office (SMO) for EPA and/or TAT, obtain & case number, and the NCL
to which the samples will be sent. Under no circumstances is the Sam-
pler to call the SMO or the NCL. This protocol must be adhered to by

EPA and TAT personnel. FIT personnel make its own shipping arrange~
ments with the 8SMO.

Packaging and Shipping

Before shipment, the Sampler must provide the following: (FIT is
-exempted)

1. Check to make certain the stick-on label(s) from the Organic and/or
Inorganic Traffic Report form(s) is sticking to the bottle(s), along
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with the Custody Tag(s) and that the Custody Tag(s) coincide with
the CRL Sample Number(s) written on the Traffic Report sheets.

Complete all of the information on the Organic and/or Inorganic
Traffic Report(s). The top (SMO copy) and pink (Regional copy) of
the Organic and/or Inorganic Traffic Report(s) should be sent to
Charles Elly no later than two (2) work days after sampling.

NOTE: The Air-Freight Bill Number and Carrier Company has to be called

3.

in to Charles Elly the same day of shipment (before 4:00 PM, CDT).
The Sampler will have to make a copy i1f he/she desires one; all
other sheets must be enclosed with the samples.

Place the original Chain-of-Custody Form sheet(s) in a plastic,
water-proof envelope and enclose it with the samples. Send the
yellow copy of the Custody Sheet to Charles Elly. The Field Samp~
ler keeps the pink copy. Also, send Charles Elly a partially com~
pleted CRL Priority sheet (ESD and TAT personnel only) with Items
#2, #3, #6, #8, #9, and #10 completed. Indicate under the "Remarks"
Section the assigned CRL Sample(s) Number and where the samples
were sent.

The same protocol is to be followed for samples brought (self-

delivered) to the CRL for shipment. The partially completed Priority
sheet should be given to Charles Elly to fi{ll in the appropriate CRL
Data Set Number(s), Sample Number(s), Case Number(s), and the location
of where the samples will dbe shipped.

C. MEDIUM CONCENTRATION SAMPLES (Water, Soil, Sediment)

Bottles, Preservation, Holding Times,
Forms, Custody and Shipping Procedures

The following requirements apply for:

ORGANICS

-

1-8 ounce wi{de-mouthed, round, clear glass jar with screw-neck

_ finish and teflon-lined cap (KERR AC802 brand or equivalent;

available from VWR Scientific - Catalog No.#1694-063); filled
one-half to three-fourths full with the sample. No ice or preserv-
ative. MAXIMUM HOLDING TIME: Not established yet.
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INORGANICS* ~ S orly and W atees

1-8 ounce wide-mouthed, round, clear plastic or glass jar with
screw-neck finish and teflon-li{ned cap; filled one~half to three-
fourths with the sample. No fce or preservative. MAXIMUM HOLDING
,TIME: Not established yet.

%A geparate sample must be collected for organic and inorganic, since
the samples will be sent to two different laboratories.

Field Quality Control

For med{um hazard water or liquid samples, a reagent blank is re-
connended for each type or group of parameters, for example, one blank
for organics, one blank for sulfides, etc. The bottle should be the
same type as the sample bottles and must be filled one-half to three-
fourths full with distilled-deionized or carbon-free water. This
“field™ blank should be taken to the site where the real samples are

collected and handled under the same conditions as the samples.

For med{um water and soil/sediment samples, a "field" duplicate is

required for every ten samples collected.

The requirement for a field blank(s) and duplicate(s) is an EPA
quality assurance mandate and s fully implemented in Region V. The
purpose is to detect laboratory and/or field contamination and varia-
tion.

As a minimum, there should always be at least one field reagent
blank and duplicate per survey. Ildeally, one blank and duplicate per
ten samples should be collected where practical. If only one or two
samples are collected, the Sampler should use judgment regarding collec-
tion of the blank and duplicate.

Chain-of-Custody Procedures

The same procedures as outlined for low hazard samples (see page
"5" of this protocol) should be used.
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Shipping

All medium sanples (organics and inorganics) are to be shipped via
Federal Express, Purolator, or Emery Air Freight.

Guidelines for shipment of medium concentration hazardous waste
samples are contained in the Draft NEIC Manual, 1980. Sampling should
be carried out so as.-to collect only one phase per sample, 1if possible.

oo
o~

Medium hazard concentration samples must be shipped in cans via
Federal Express, Purolator, or Emery., ””&;; 1<

Samples should be packaged as described in the NEIC Manual, and
shipped according to DOT regulations. Each sample is packaged in an
outer metal can with clips, tape or other positive seal. Each can
45 marked with the destination name and address; indicate "Flammable
Liquid, N.0.S.” (4f not liquid, "Flammable Solid”, N.0.S.) and "Cargo
Aircraft Only” on the outside.

Inside the can, the sample is sealed inside a plastic bag. Vermi-
culite is used to cushion the sample inside the can. Traffic or labor-
atory numbers should be written on the inside sample tag and outside of
the cans. Hazardous labels should also be placed on the inside and out-

side of cans.

I1f Federal Express is the carrier, the form "Federal Express Ship-
ping Certificate for Hazardous Materials”™ (FEC-S~0147) must accompany
the shipment. Other carriers have an equivalent form.

The same SMO Traffic forms are required, as for low hazard samples.
However, on the Organic and Inorganic Traffic Reports it must be noted

that the samples are "medium hazard concentration water, soil, or sedi-

_.ment”,
,-Melb

Charles Elly (or his designated alternative) should be notified
prior to shipment of the samples. Elly will contact the SMO for EPA
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and/or FIT, obtain a case number, and the NCL to which the samples
will be sent. Under no circumstances is the Sampler to call the SMO
or the NCL. This protocol must be followed for EPA and TAT personnel.
FIT personnel makes its own arrangements for shipment with the SMO.

D. HIGH HAZARD SAMPLES (Organic/Inorganic Liquid or

Other Phases Collectable From Drums or Around Drums)

All high hazard samples should be collected according to the Draft
NEIC Manual.

Bottles, Preservation, Holding Times,
Forms, Custody and Shipping Procedures

ORGANICS AND INORGANICS (All fractions; liquids and solids)

1-8 ounce wide-mouthed, round, clear glass jar with screw-neck
finish and teflon~lined cap (KERR AC802 brand or equivalent; avail-
able from VWR Scientific - Catalog No.#1694-063); filled one~half
to three-fourths full with the sample. No ice or preservative.
MAXIMUM HOLDING TIME: Not established yet.

Table 1 contains an itemization of the sample sizes which are re-
quired to analyze each fraction.

Field Quality Control

A blank is not required. Duplicate sample(s) should be collected,
vherever possible.

Chain of Custody Procedures

The same procedures as outlined for low and medium hazard samples

(see page "5" of this protocol) should be used.

L
< "¢

REQUIRED FORMS:

1. The SMO High Hazard Traffic Report (not required if analyses
will be done at the CRL).



TABLE 1

SAMPLE CONTAINER AND QUANTITY REQUIREMENTS

Rec ommended Shipping
Requests Quantity Container
Required
ROUTINE REQUESTS:
Total Metals, Strong, 60 grams 8 ounce or smaller jara
and Weak Acid Anions with Teflon-1lined cap
Total Mercury 3 grams 8 ounce or smaller jara
with Teflon-lined cap
Base/Neutral, Acid, 6 grams 8 ounce or smaller _1ara
and TCDD with Teflon-lined cap
Pesticides/PCB 6 grams 8 ounce or smaller jar®

with Teflon-lined cap

Volatile Organics 6 grams 8 ounce or smaller jar8
with Teflon-lined cap

SPECIAL REQUESTS:

EP Toxicity 300 grams 1 quart glass jar with
Teflon-lined cap

Corrosivity 1 liter 1/2 gallon glass jar
with Teflon-lined cap

Ignitability 1 1iter 1/2 gallon glass jar

'® Obtainable from VWR Scientific; Catalog No. #16194-063.
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2. ‘The NEIC Hazardous Waste Sample Preparation Request
3. The CRL Sample Number
&. The Region V ESD Chain-of-Custody Form(s)
-S. The Region V ESD Custody Tag(s)
6. The Region V ESD Custody Seal
7. The Region V ESD Basic Data Form (for samples analyzed at the
CRL only)

Packaging and Shipping

The requirements are the same as outlined for medium hazard samples.
(Please read carefully and follow guidelines as outlined on pages 9, 10,
and 110)

Shipment of high hazard samples directly from the field is encour-
aged. The samples are mailed to the EPA, NEIC-Regulated Substances
Laboratory, c/o Dr. Steven Kunen, Fred C. Hart Assoclates, (an EPA
Contractor), Denver Federal Center, Building 53, Box 25227, Denver,
Colorado, 80225.

One extra high hazar must accompany &ll samples. This 1is

for an NEIC prepare Spike, matrix spilke and duplicate

The Air-Freight Bill Number and shipping compan} must be phoned in
to Charles Elly the same day, or early the next morning (as soon as
possible). (FIT exempted.)

Charles Elly will contact Fred C. Hart Associates approximately

two (2) weeks in advance of each projected on-site sampling survey to

verify whether Hart Associates will accept the samples. The EPA, FIT
or’ TAT Sampler must contact Charles Elly before shipment to Denver.

Coples of all the aforementioned items must be forwarded to Charles
Elly immediately after shipment (24 hours or less). (FIT exempted.)

-~



-13-

The turnaround time quoted by EPA, NEIC and Hart Associates s
twenty-one (21) days for routine samples. (NOTE: This is only for
extraction.) Further organic and inorganic analyses will be done at
the CRL or a NCL, which will require additional turnaround time (prod-
ably 30 more days).

For samples which go directly from the NEIC (or Hart Associates)

to a NCL, the Sampler forwards the SMO High Hazard form mentioned above,

The NCL will forward the final sample analyses results to the Region V
CRL.

E. Tracking of Samples

Tracking of EPA and TAT forwarded samples i{s done by Charles Elly.
This is accomplished through the use of the attached Table (2) entitled
“Status of Region V Hazardous Waste Samples”. This Table is kept in a

logbook and includes information beginning from the time of collection
of the samples through the date of final analysis. The CRL Data Manage-
ment Coordinator tracks data at the CRL after a copy of the Traffic
Form(s) and Custody Sheet is given to William Sargent, CRL's Shipping
and Receiving Clerk, who logs in the sample numbers and assigns a data
set nunber (for EPA and TAT samples).

F. FIT Tracking of Samples

The FIT Contractor tracks its own samples. This was delegated
from ESD to FIT to lessen the paperwork and burden on Region V EPA

personnel, as well as to speed up data turnaround.

As a winimum, FIT transmits weekly (each and every Tuesday), to
Charles Elly, the following:

Sample collection date; sample shipment date; sample type (low

“" ¢ hazard soils, medium hazard concentration waters, etc.); National
Laboratory samples were shipped to (and/or NEIC); NEIC Traffic
nunbers (inclusive of the total number of samples); SMO Case
Number, CRL Numbers, and projected date of return.
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G. DATA SUBMITTAL AND RESPONSIBILITIES (FIGHRE 1)

The NCLP data are sent directly to the CRL. A date of receipt is stamped
on the data and-it is given to the Data Coordinator. The Data Coordinator
logs the data onto the Internal Tracking Sheet (Form 3) which includes the
SMO Case and Traffic numhers, CRL Number(s), Decision Unit, Site Name and
CRL Nata Set Numher; date information is assigned; listing of outstanding
data not received; and the date the data is sent to the user. The Data
Coordinator-alsn completes and attaches a form entitled “"Review of Region V
Contractor Data" (see Attachment #4), Elly passes the organic data on to
Kendall Young, CRL Organic Section Chief, who assigns a organic reviewer
to the data. Inorganic data is passed from Charles Elly to either

Dr. John Morris, CRL Metals Team Leader or Ms, Andrea Jirka, CRL Minerals/
Nutrients Team Leader for review. Charles Elly may also review inorganic
data, if the Team Leaders are scheduled for other duties.

Once the data have been reviewed by fArganic and/or Inorganic Laboratory
Section reviewers, it is returned to Charles Elly. If quality control

(NC) deficiencies or out-of-control audits were noted by the reviewer(s),

the data is passed to Ms, Marcia Kuehl, CRL Acting Quality Control Coordinator,
Ms. Kuehl tallies these OC deficiencies and makes a recommendation as to
whether the data should be released to the data user. Recurring OC violations
and deficiencies with laboratories are documented and Dr. Eugene Meier,
EMSL-Las Vegas, is notified through Dr. Alfred Haeberer. If the data are
considered unacceptahle for use, Elly is notified and the data are returned

to him to arrange either additional sampling or re-analysis.

NData that has passed through review hy the Organic and/or Inorganic Laboratory
Section reviewers with no OC deficiencies or out-of-control audits noted,

are directly returned to Charles Elly for final review. The Data Management
Coordinator is responsihle for actual data transmittal to the data user.

A xerox copy of the data is made and attached with a cover memo (Attachment #4)
which notes QC violations, if any, that affect the data.

QC flags are noted on Attachments #4 and #5 (for organic data only).
Attachment #5 is a draft of the "Regional Review of Uncontrolled Hazardous
Waste Site Contract Laboratory Data Package" and has been revised to suit
Regional needs. This review form is to be sent to the SMO when QC problems
requiring total rejection or organic data occur and is routinely sent to
the data user.

The following two Sections explain the criteria and specific acceptance
limits used hy the CRL data reviewers,

H. REVIEW OF INORGANIC CLP DATA

The following items are checked, hy the lInorganic reviewers, and deficiencies
and/or out-of-control audits are entered on Attachment #4, Form #6 must be
completed for a1l SAS case data and sent to SMO only.

.. % 0,
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DATA SHEETS should be legible, in sequential units and the minimum
detection limits should be listed with the instrument noted.

ACTION: Call SMO
FINAL DATA PACKAGE should contain:

ALL Tasks: Results for each sample to twn significant figures
List of detection limits used, supporting raw data

TASK 1: ICAP or validated alternate results for Al, Cr, Ba, Be,
¢d, Co, Cu, Fe, Pb, Ni, Mn, In, B, V, Ca, Mg, Na
*Inorganic Quality Assurance form

TASK 2: Flame/furnace AA results for As, Sb, Se, T1, Hg, Sn, Ag
*Inorganic Quality Assurance form

TASK 3: a) Low concentration NH3, F, S, CN, pH and TOC results

b) Medium concentration NH3, S, and CN results
Inorganic Ouality Assurance form

*Inorganic Quality Assurance forms contain initial calibration veri-
fication, continuing calibration verification, duplicate and spike
results.

METHOD BLANKS should contain less than one-half the minimum detection
1imit and should he reported on the data sheets with the results.

ACTION: Flag affected samples as contaminated

INITIAL and CONTINUING CALIBRATION VERIFICATION should be reported on
the Inorganics Quality Assurance forms. Continuing calibration
verification should show no drift larger than that listed on form 1.

If this drift did occur, a new initial calibration curve must be included.

ACTION: Flag affected samples as having unreliable quantitation

ICAP INTERFERENCE CHECKS should be run at the beginning, end, and
once every 20 samples. Results should be recorded and labeled as
“ICAP Interference Check” on the Inorganics Quality Assurance form,
under Section 1I.

ACTION: Flag affected sample data as possible biased

LAB DUPLICATES should be recorded on the Inorganics Quality Assurance
form and not exceed the following limits for concentrations greater
than the detection limit:

4 "7 3y TASK 1: RPD <20
2) TASK 2: RPD <50
3) TASK 3: RPD <50
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MATRIX EFFECT SPIKES should be recorded on the Inorganic Quality
Assurance form and not exceed the limits listed in form 1.
ACTION: Flag the affected sample element(s) data as hiased
FIELD OC

Field prepared duplicates should not vary by more than + 20%. Field
blanks should be examined for contamination levels > 1/2 the detection
Timit.

CORRECTIVE ACTION: Flag all samples in case as being of >20% precision
and/or containing bottle/sampler introduced contamination (if field
blank contents vary from lab method blank contents, call field team

to check on possihble sources of contamination or imprecision).

. REVIEW OF ORGANIC CLP DATA

At a minimun, data reviewers must review the following eight items in

judging organic data. Additional review items are listed to be pursued
only when time and suspect data quality dictates it. Forms #4 and #5
must he completed for all routine and SAS CLP cases. Form #6 is for

SAS data and is sent to SMO only. Form #2 gives the current criteria.

A) MINIMIUM REVIEW ITEMS: (Not in order of importance)

1. BFR/DFTPP Specs must meet those in contract,

ACTION: Flag affected samples data- if the out-of-control mass
not meeting specs. was used to ID or quantify a pollutant, it is
invalid.

2. BLANKS nrust be clean (< method detection limit) and sample
concentration must be . >10 X hlank to he considered valid.

ACTION: Flag affected sample data appearing at <10 X blank
contamination level as due to 1ab and/or field contamination.

3. POSITIVE PRIORITY POLLUTANT hits must be verified by visually
checking MS, sample and retention time match up against standard,

ACTION: Cross-out incorrect pollutant and flag as not detected.

4, TENTATIVE ID's must be visually checked against spectra supplied -
"elegant” compounds should be verified to see if they could survive
the GC/MS conditions or if they are artifacts of the operator's
imagination.

" 'ACTION: Cross-out unreasonable compound match and note as unknown

. »
P
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HOLDING TIMES should be checked, this is only tn be done if sample
is a natural water or sediment. Drum samples are excluded as the
time is not crucial.

ACTION: Negative hits should be noted as possibly being biased low
for samples with holding times exceeded, positive hits need to be
qualified as not meeting hnlding times,

DUPLICATE PRECISION for bhoth field and lab should be within the
criteria.

ACTION: Flag only the affected samples/duplicate compound data

as imprecise, give actual RPN, If a compound is not detected at

all in one sample or duplicate, flag that compound as questionahle

if the concentration level is <10 X detection. If the concentration
level is >10 X detection, flag the precisinn of that compound as
erratic. Note any non-homogeneity of sample in qualifying statement.

SURROGATE SPIKE RECOVERIES should fall within the criteria. If any

lab notation is made of lab accidents or reruns, flag data accordingly.

ACTION: Flags depend on the number and severity of deviations from
the limits, Note that only fractions per sample are flagged unless
a generalization over the whole case can be made. Guideline levels
are given helow,

e Y. 1/
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# ACCEPTARLE

SAMPLE FRACTION
QUALIFIER

FRACTION TOTAL NUMBER
e VOA: 2

dg Toluene

dg Benzene

ACID /R/N: 4

d5,-phenol(A)
2-fluorophenol(A)
dg-nitrobenzene(B/N)
2-fluorobipheny1(B/N)

TCDD: 1
T,7,3,4-TCOD

e Y. 4,

w H»

acceptable

related compnund data invalid
unacceptable and/or biased
matrix problem,

acceptahle

acceptable with qualification:
note compnund class with out-
of~control recovery

if both A or B/N, that class

of compounds invalid biased

if one A and one B/N-data qualifiec
as suspect

one class data invalid, other
suspect

both compound classes unacceptable
or biased, matrix problem?

dioxin data valid
dioxin data invalid, matriyx
problem?
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MATRIX SPIKE RECOVERIES should fall within the advisory limits criteria.
Tf any Yab notation 1s made of lab accidents or reruns, flag data
accordingly; The flags only apply to the sample chosen as the spike.

ACTION:

Flags depend on the number and severity of devxattons from
the 1imits., Guideline levels are given below:

FRACTION # COMPOUNDS # ACCEPTABLE SAMPLE QUALIFIER
VOA: 3 3 acceptahle
Chlorobenzene 2 actual level of the
Toluene specific compound outside
Benzene limit may he bhiased
(compound fla.)
1 flag compound(s)
0 unacceptable biased
matrix problem?
B/N: 7 7 acceptable
T,2,4-trichlorobenzene 6 acceptable, flag compound(s)
acenaphthene 5 acceptable, flag compound(s)
2,A-dinitrotoluene 4 B/N data biased and/or
di-n-butylphthalate erratic, flag compounds
pyrene 3 B/N data biased and/or
N-nitroso-di-n-propylamine erratic, flag compounds
1,4-dichlorobenzene 2 matrix problem? unacceptabie
biased
1 matrix problem? unacceptable
0 biased
ACID: 5 5 acceptahle
pentachlorphenol 4 acceptable, flag compound
phenol 3 acceptable, flag compounds
2-chlorophenol 2 B/N or acid data biased and/
p-chloro-m-cresol erratic, flag compounds
4-njtrophenol 1 unacceptable, biased matrix
problem?
0 unacceptable biased, matrix
problem?
PESTICIDES: 3
heptachior 3 acceptable
aldrin 2 acceptable, flag compound
deildrin 1 unacceptable biased matrix
problem?
0 unacceptable biased matrix

prohlem?

Note that 21l of a case's positive sample results for matrix spike compounds
may need. to o be qualified if the sample chosen as the spike is representative
of the entire case.
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B) ADDITIONAL REVIEW ITEMS:
1. New 6r additional surrogate and matrix spike compound recoveries.
2. Initial and continuing calibration. .
3. Ta%ling factor, benzidine and pentachlorophenol response.
4, Internal standards response stahility,

5. Choose one positive hit sample/case and walk through all calculations
for A/R/N, pesticides, VOA's,

6. Chromatogram quality (GC/MS & GC/EC)
7. Blind QA audit results if applicable,
I. DATA USAGE RECOMMENDATIONS

Data that has received QC flags (that render it useless to the Nata Requestor)
is brought tn the attention of Nr. Alfred Haeberer, EPA Support Services

Rranch and Nr. Eugene Meier, EMSL-Las Vegas. This invalid data may be remedied
by reanalysis or resampling and subsequent analysis by another lahoratory.
Continuing problems with particular laboratories or analyses is also brought

to the attention of these two support people.

Presently, the CRL reviewers use the same protncol to review all CLP data
(Sections I1 & II1) regardless of data user QC requirements. Thomas Yeates,
Region V DPN, is in the process of accumulating input from data users as to
the intended objective of the data. Snme data does not require as stringent
NC as others., Data from sites indicated as less critical, or data intended
as only a screening process will continye to be reviewed under the same
protncol., Vionlations of 1imits and deficiencies will still be indicated

nn Attachment #4, but data may still be judged acceptable even though limits
have heen exceeded or deficiencies found. The data user will have full
knowledge of the quality of the data and may request follow-up analyses.

Once the decision has heen made to invalidate sample data, no matter what
objective it was to serve, Region V will insist that the samples be reanalyzed
under the fLP, linacceptahle data will not be released to the data user,

The data user will be consulted during the decision making process to determine
the degree of QC needed to best serve the data objective.

Once the data has been judged acceptahle or preliminary, the CRL Data
Management Coordinator puts the CRL 1ab numhers on all data sheets and makes
a copy. MWithin 24 hours after review, the copy of the data and Attachment #4
are .sent to the TAT, FIT or EPA data requestor. FIT and TAT data are
transmitted to Cindy Bachunas (Environment & Ecology) through the mailbox

in Thomas Yeates' office. REM/FIT data will be initially reviewed by

Paul Friedman, SMO and verified by Marcia Kuehl before release.
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The entire reivew and transmittal of data should take no longer than five (5)

work days, after receipt by the CRL., Questions regarding the status of data

should be referred to Charles Elly, SM) Coordinator. Questions regarding the

quality of the data should be referred to Ms. Marcia Kuehl, CRL QC Coordinator.
r .

M -
¢ Y.,



TADLE 1. CONTROL LDMITS FOR TNORGANIC ARALYSES FoRrm \

T of True Value (EPA Set)

Asalysis Method Toorgasic Species Low Limdt Bigh Limit
1C? Spectroscopy Alunious 8 115
Barium 84 116
Seryllim 87 . 113
Boron “ 116
Chrosium L ] 112
Codalt 78 122
Copper 8 117
Iron L 112
Nanganese 110
Rickal [ 3] 111
$ilver 80 120
Vansdium 90 110
248c 75 128
Atomic Absorption Arsenic 86 114
Spectromstty Ant {mory 8 115
Cadnius 80 120
Llesd rl 122
Mercury 80 1388
Selenium  }] 118
Thalldum 88 112
Tia 73 125
Othar loorgsnic Axmonis 80 120
Analyses Cyanide . 20 120
Sulfide 1] 118

e

e ———

ABLE 2. SPIXED SAMPLE RZCOVERY LDMITS

’:////’—;_

[ ——
g of True Valus (EPa Set)
h Lisit
Analysis Hethod Inorganic Species Low Limit 14
16 80 120
1cr Specuouopy :\:i:g ® 1‘1;%
Beryllitum 80 M
. Soron ..% . 128
Chromium 122
Coper .O% 120
?"“ 80 120
any 120
Margansde 80 128
Rickad 3.2 120
$ilver oS 129
Yansdiue % 20
Zine
75 12%
b tion Arsenic 12
Atoaic Ae::? et L 3
gpectr > 4 Ant 82 s 25
bare s 125
Nareury 73 +H
Selenium 78 122
Thallium 7 12
Tin 75
320
’ Azsonis 80 122
Other Inorgasic aaide % io
yees Sulfids 80

/

___.—-—-——____________—-—‘—’_"/—/v
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DATE:

SUBJECT.

FROM:

T0:

Feem # 4

UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION V

€ :

Review of Region V~CLP Data
Received for Review on

Curtis Ross, Director
Central Regional Laboratory

Data User:

We have reviewed the data for the following case(s).

SITE NANLC: SMO0 CAST RO

No. of
LPA Data Set No. Samples DU/Activity MNo.
CRL No.'s

S0 Traffic Yo.'s

Contract Lab: Tours required for review:

Following are our findings.

) Data are acceptable for use.

) Data are acceptable for use with qualifications noted above.

") Data are preliminary pending verificacion by contractor laboratorv.
) Data are unacceptable.

cc: Dr. Alfred Haeberer, EPA Support Services
Dr. Gene Meier, EMSL-LV
Rob Pritchard, SMO

~



. oo # 5

REGIONAL REVIEW OF UNCONTROLLED HAZARDOUS WASTE SITE CONTRACT
LABORATORY DATA PACKAGE

a———
p—————

T0: U.S. Envirormental Protection Agency SE NO.
Sanple Management Office (SMO) CASE
P.0. Box 818

¢ Alexsndria, Virginie 22313

The hardeopied (laboratory name) data package recsived st
Region hes been reviewsd ard the quality sssurance and parforsance dats sumsarized.
The dsts reviswed included:

-

SMO Sample Conc.& SMO Sample " Conc.& SMD Sample Conc.&
No. Matrix No. Matrix No. Matrix

Contract No. roquires that specific snalyticsl work be done snd that sssocisted
reports be provided by the contractor to the Regions, EMSL-LY, and SHO. The general criteria
used to determine the performance were bassd on an sxanination of:

@ Date completeness s ODuplicate snalysis results
o Spectra matching quality 8 Blank analysis results
e Surtogate spike tesults ¢ DFIPP and BFB perfarmance results

s Matrix spike results

The data review foras for sach of the sbove review items are contained within the body of this
-no. N

Commmants:

|

15



DELIVERABLES

oy K CChecL F prtscn't)

CONTRACTdh CONTRACT #

SECTION TITLE

Contains: Case #, Contract #, sumary of any QC, sample, shipcent and

analyt{cal prodlems, docuzentation of any internal decision tree process
used,

|
1T | C STMCARY
[*A. Surrogate I recovery sumary form.
[*B. Reagent blank surzary form.
[*C. Matrix spike duplicate/recovery form
Instruzent tune & perforsance suzmary form

1
112 SAMPLE DATA PACKET
Sazple Datas {n Increasing SMO # order:
1) RSL results.
2) GC/MS tentative ID sheet, sven if none found.
3) Raw data (VOA, A/B/N, Pest, Dioxin)
{. Chroaatograa(s)
{4. Data System printout
1i{1. ASL spectra with standard (dual di{splay)
iv. GC/¥S library search apectra
v. Quantitation/calculation of tentative ID concentration
Iv STANDARDS PACTET

A. Cross-refarence table (lad's internal).

3. VOA standards chrozatograzs and data systea printout.

C. A/B/R standards chrocatograzs and data system printouts.

D. Pesticide standards chromatograzs and data system printouts.

E. Dioxin standards chromatograns snd data system printouts.
*F. Internal standard verification dats sheat.

*C. FSCC initial calidration data.

Calibration check.
I. Current l{st of lad datection limits.

|
l
I A
|
|
|
|
|
|
|
!
|
i
|
i
|
!
1
!
|
|
|
| n
|

*Designates nev form.

is SMO 8-202 - 683-088 5
MISSING- DENVELARLES |
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!_E_QJEST POR_ES PIVISION SERVICES

The .ttrlched fore should be completed for 811 services gequested of the ES pivision.
e project objective mst be clearly stated and should be developed gn concert with
| I3 pivision Tsonnel t0 facilitote project hplesenution and successf\n coxpietion.
foitiple goquests (i.e.o visible smission evaluations, Cti's, CS1'S, Al's, 6tC.)
ghould be pade with oné forz vherever possible. gt §s Ssportent O gdentify the
decision wnit and specific sctivity te which the project ean be charged.

Inclvde guppleaentsry gnforsation 88 sppropriste, i.e., correspondence, permits, ¢on-
sent pgreements, or other {sportant gocuments Bot currently svailsble to ESD, 88 well

The Tequestor should use the folloving priority gysten when gequesting work:

priority 3 - Highest priority work; fmmediste gesponse OF §niti-
stion of the project by ESD is necessary; other work
{n progress may be curtsiled.

priority 2 - High yriorlty projects to be scheduled and completed
as soon 85 possible without disrupting other work in
progress.

priority S - projects t0 be completed around priority 1 and 2 pro-
jects, put with some definite completion date, usually
st least two OF three months from zequest date.

priority 4 - projects that may be coupleted 4€ time i3 svailsdble.
Ko gequested due date.

The ES pivision will acknovledge the request bY geturn sail. priority 1 work reques!
ghould be submitted along with adequate jUStificltion to the ES pivision Directo? fr
the gequesting pivision ©F office Director/Deputy pDirectoT. Copies should be delive
to the Central Regional Laboratory and the sppropriste £ield office 8t that time.
priority 2, 3» and 4 work requests should be directed to the sppropriste gS Distric!
office and gigned bY the gequesting Section Chief oF abtove. .

-~

gurnaround tixe ON priority 1 gequests will generslly be from five to ten working ¢
sfter geceipt of zequest. More complex chenical analysis, larger sample sets an
punber of priority § zequests will of course {ncrease turnaround time .ccordingb'-
gherefore, be selective and keep such gequests to 81 sbsolute minimuB.
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ENCY (BSD-BI-DI)

R L ,
. * . UNITED STATES ENVIRONRENTAL PROTECTION AG
; REGION V

GATE: .
gussEcT: pequest For:
FROM: .

-v0:  Project Objective:

. pecision Unit specific Activity priority -
Desired Completion Date ___ ~ Llegal Authority ___ -
principal Contact: ___ Phone __ ‘_

Date: .
. Subject: Acknowledgment of Receipt of work Request
From: .
To: .
T » . will do the sbove work (as speciﬁe&) (with ngdificntions).
\;}. - Target Com- Date? ESD Project No. Est. Cost
) ~_Phone _ 4_'_

ESD Project Leader: ___
) " Comments:

@ -
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. g SPECIAL ANALYTICAL SERVICES

A. Background

In addition to standardized types of analyses provided under the Contract
Laboratory Program, the Sample Analysis Program has established a system to
provide limited custom or Special Analytical Services (SAS) which are beyond the
scope of the current laboratory contracts and/or available protocols but which are
consistent with Program objectives. Upon a sampler's request and Program
authorization, the Sample Management Office will arrange for analytical services
Including but not limited to quid(‘tw-naround analyses, verification analyses,
identification and quantification of non-priority pollutant compounds, general
wasie characterizations, RCRA, Dioxin and other specific analyses. The Sample
Management Office, in its continuing performance of sample scheduling, data
integration functions, and data base preparations, procures these Special Analytical

Services by subcontracting with laboratories currently in the Contract Laboratory
Program to per form the required task.

B. SAS Initiation

Depending on the complexity of the Special Analytical Service request,
special services can be Initiated in fairly short periods of time; however, because
the SAS program requires SMO to procure laboratories on a competitive basis, at
Jeast a8 weeks lead-time Is recommended. In general, the Institution of Special
Analytical Services, because of protocol diversity and specific laboratory procure-

ment procedures, demands greater advance planning and more lead-time than
required for the standard laboratory analyses programs.
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Additionally, 8 written request document should be forwarded to
SMO after the initial verbal contact.

Program Authorization and Protoco! Confirmation

As the SAS program Is an extension of the Contract Laboratory
Program, the EPA Program Manager must review and approve
qualified SAS requests. 1f a SAS request Is authorized which
requires a non-program methodology, the Quality Contro}/Quality
Assurance Officer (EMSL/LV) confirms the walidity of the
requested analytic pt:otocol, amending it as necessary. If the
request is denied, tht"Program Manager indicates the reasons for
denial.

Pre-Sampling Procedures

If accepted, the Samiple Management Office telephones the SAS
requestor to coordinate the sampling, sample shipment and analy-
sis requirements.

(1) SMO and the sampling coordinator agree to sample label
numbers and any site or specific coding information to place
on tracking documents and sample bottles. SMO provides
the name and address of the analytical laboratory after &
subcontract Is awarded.

(2) SMO forwards tracking documents to the SAS user, or

arranges to have them supplied by the EPA Regional con-
tact.

m-3
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(3) The SAS sampling coordinator provides all sample and
. tracking documentsfinstructions, etc. to sampling team

Jeader (communication with SMO i necessary). Sampling
takes place.

(¢) Sampling team Jeader telephones SMO after sampling with
appropriate shipment information which includes:

o Date and time of shipment.

© Any changes in the sample numbers, types, etc. as
specified in the SAS. .

© Numbers of centainers, confirmation of sample ID num-
bers, special instructions.

© Air carrier and airbill number,

_'_______________‘

2  Sample Tracking

SMO will track the sample/sample fraction from the sampling site
through the laboratoryfies) in accordance with established Program
procedures. SMO will provide and monitor all sample tracking forms
and related documentation.

Data Receipt

a. The laboratory will forward all data and other relevant document
= copies to SMO. SMO validates the data for completeness,
e deliverables cornpletion within contractually-specified time per-
*lods, and adherence to all terms of subcontract.

s w2 wa e wsew e
w

" .o b. The EPA Program Manager and Technical Officer are responsible
for technical validation of the data resuits. The EPA QA/QC

Officer Is responsible for the validity and accuracy of the quality
controf data.

IR A I

o
-

n-&



e ¥ 0

_While all validations (technical and

completed, the gelevant data s forwarded to all

parties (source, EMSL M requested,
copy for possible future recall.

etc) SMO will

administrative) are being

appropriate
keep 8 file
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ATTACEMENT #3

ENVIRONMENTAL PROTECTION AGENCY
. OFFICE OF ENFORTEMENT
NATIONAL ENFORCEMENT INVESTIGATIONS CENTER
SUILDING 82, £D7. 25227, DEIVER FEDERAL CENTER
OENVER, COLORADD 890225

Yom Yeztes pav February 10, 1982

. DPO, Region ¥V

Rod Latdlaw
Evidence Audit Unit, NEIC

Chaén-of-Custody

As per our earlier discuss!on. I am enclosing copies of sample tags and
chain-of-custody records filled out as an example of a hazardous waste

sfte Investigation. AlIso enclosed are EPA sample control and chain-of-
custody procedures {October 1980).

Some specific concerns regarding documentation of custody are:

1. Al penmbers of the sampling team for a particular fnvestigation
should be Yisted on the sample tags and custody records. This
provides a consistent record of {ndividuals participating.

2. AN {nformation recorded on a sample tag should be tdentical to the
custody record (station No., station description, date, time,
project name, etc). This also provides consistency of documentation.

3. Station Yocation descriptions need to be‘designated and all personnel
refer to them §n the same manner. Elimination of estimating by
different fnvestigators is desirable. For example,

one person records on a tag, station 01...leachate 10 yds from SE
corner of storage shed, .

another person records on a custody vrecord, station Dl... leachate
100 feet from SE corner of storage shed.

Even though the sample was taken at one Yocation, the vecords show

& difference of 70 feet. This §s a very common type of documenta-
~ tion problenm.

4. _A} blanks on tags and custody records §h0u1d be filled out to the

‘ “extent possible. This assures that all necessary fnformation is
recorded. .

5. The first name ¥n the "Relinquished by" box on the custody records
must be one of the names Visted as a sampler on Yine 2 (see example).
If not, there §s a potential brezk fn custody in the documentation.

L]
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' ~"'b:, JAirline representatives or Federal Express agents éo not need 10

[

. sign the custody vecord. 3f a secured containe? §s given to them
and 8 secureg;:onta1ner ¢s opened by the T\ custodian, then
H

Method of shipment grom the field to the laboratory should be
entered in the remarks box {see example).

q,o Separate CUStOdy records must be prepared it samp"es are sh{pped to
two or more 1abs (see example, one custody Tecord for a contract
1ab and one for the NEIC regulated Yaboratory)-

9. Field crews gust retain a copy of all custody records. These
should be matched with Jaboratory copies once the files are assembled.

. 10. . Recordkeeping should be done at the time of the work. Mistakes’

2r;ur if personne1 try to reconstruct activities at the end of
ay - . o

Once the {nvestigation §s complete and records are assembled, demon-

stration that custody has been maintained becomes 8 tracking function.

gach group that has collected samples (EPA or contractor) has the

::fponsibility to review the §nformation in their possession to determine
at:

1. AN szpples collected have been identified and listed on 8 custody
record.

Custody can be traced from the time of collection until shipped.

2.

3. The custody record shows where samples are shipped.

g, Field Togbook entries are consistent with other documentation.
5'

Ana\yt%ca\ results are matched with field records to assﬁre that
1ab sample collected had data reported. '

1f this review jdentifies custody problems, the {nv;stigator should @0
through the available records to see 4f custody can be reconstructed or
explained. Any unresolved problems should be brought to the attention
of the project manager and the case attorney.

taboratory documentation must also be assembled and reviewed. Custody
records and ana\yticq\ results should be matched with those from the
§ield to assure consistency and completeness. Laboratory records should
demonstrate that: ~

3. Samples were received secured.

2. Contents agreed with the custody record. :
-,3wj,,Custodian signs for receiving on custody record.

4. Samples were stored in 2 secured area.

. Bench records show names of analysts.

_-.,—-—'-—"'“—--.—-.._.-4—,.....-.-‘--—-—'——_. v e we .
——— . . pare ! .



The situation you mentioned where many different groups participate in
sampling and analyses over 8 1ong period of time becomes @ifficult £o
manage. However, 1f each group reviews and verifies 4ntegrity of {nforma-
ti;ﬁ thgy are responsible for, then consistency and completeness €an be
schieved.

The review process and document tracking 45 time consuming put has often
id off in satisfying our enforcement needs for producing records and
preparing cases. Records produced for Titigation that have not been
yeviewed can cause unexpected difficuities, and once the 1eg2) process
has begun, we w3y not have the Tuxury of time to prepare an effective
case record. i

3f 1 can be of further assistance, please feel free to call me (FTS.
234-4706) - ‘

Enclosures
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‘ ‘ DELIVERY ORDER

Under Provisions of order No. 0SS B

EPA Contract No. 68-01-6568
Date of Order - Emergency Order: __
- (date & time order called in)
FROM:
(Requestor

name, address
& telephone)

(signature)
TO: " Repository Project Manager - Analytical Services Center
Ecology & Environment, Inc. - P.O. Box D - Buffaio, NY 14225
Telephone: 716/631/0360

Please ship the following items for arrival by:

____Order is designated for shipment to a temporary field location.(e.g., hotel, local carrier
oftice). Please ship order to arrive no earlier than:

(date)
CONTRACTOR
- ' _USEONLY _
Item No. of Items No. of Cases No. of Cases
’ No. Description Per Case Ordered _ _Shipped _ _
1 1/2 gallon amber glass bottle 12
2 40-mL borosilicate glass vial 100
3 1-L high-density polyethylene bottle 76
4 500-mL polyethylene bottle 161
5 16-oz wide-mouth glass jar 48
6 8-o0z wide-mouth glass jar 96
Ship To:
(Designee
street address)
T Attention:
CONTRACTOR USE ONLY
The above materials have been shipped as requested.
Date St\lipegcil:' Mode of Shipment:
Signature: | A/B, UPS BOL No:
Type of Order: Routine__ Emergency Partial Complete_

e N RPN M GEE wGe WEE e Sme W TGP e AN SN ST D YAm G D Ghe S GG G WD Gy e G MR WSS TGS M S MR S D AP NE e e e Gy GMD GRS R e S e G S

DISTRIBUTION: White - Repository Copy, Yellow - Repository Copy for Return to SMO,
~ Pink - SMO Copy, Gold - Requestor File Copy
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Organics - Multimedia

California Analytical Laboratones, Inc. (916) 381-5105
5895 Power Inn Road
Sacramento, CA 95824

Attn: Bonnie McNeil "ALTERNATE: .Julia Frey Y
(916) 381-5105 '

Organics - High Hazard

California Analytical Laboratories, Inc. (916) 381-5105
5895 Power Inn Road
Sacramento, CA 95824

Attn: Bonnie McNeil ALTERNATE: Julia Frey

West Coast Technical Service (718) 523-9200
17605 Fabrica Way, Suite D
Cerritos, CA 90701

Attn: Linda Krokenberger PRIMARY: Jack Northington
Inorganics - Multimedia

United States Testing Company, Inc. =~ (201) 792-2400 -ext 253
1415 Park Avenue
Hoboken, NJ 07030 (Hudson)

Attn: Al Tordini ALTERNATE: Richard Posner (ext 320)

Rocky Mountain Analytical Laboratories, Inc. (303) 421-6611
5530 Marshall Street
Arvada, CO 80002 -

- T-+C Attn: Tony Maiorana. ~ PRIMARY: Mark Carter
' Ebemtech Corcultmg Group, Ltd. ‘- (212) 255-2100

360 \th 1ith Street .

AR T

’ '_ -f({;h{*

Ve ear, .:“f'\_\ tn._ Jr. Alan Scboﬁrnan | ALTERNATE: Frank Brezynski
Ve mds ~ (703) 750-3000 -

%56zl Electronic ‘Dnve

Spr?ﬁgnerd, VA 22151 S
Mtn ‘Jsnet Beckman - PRIMARY: Richard Ronan
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Inorganics - Multimedia (cont'd)

University of Washington

‘College of Fisheries

108 Fisheries, WH-10
Seattle, WA 98195

Attn: Dr. A. Nevissi

California Analytical Laboratories, Inc.
5895 Power Inn Road
Sacramento, CA 95824

Attn: Bonnie McNeil

JTC Environmental Consultants, Inc.
7979 Old Georgetown Rd.
Bethesda, MD 20014

Attn: Deb White

(206) 543-4259

_ALTERNATE: John Sung

(916) 381-5105

ALTERNATE: Julia Frey
(301) 656-5850

ALTERNATE: Jeanne Hankins

Organics - GC Screen

West Coast Technical Service
17605 Fabrica Way, Suite D
Cerritos, CA 90701

Attn: Linda Krokenberger

Energy Resources Company, Inc.
185 Alewife Brook Pkwy.
Cambridge, MA 02138

Attn: Dallas Wait

Mead Compu/Chem

P.O. Box 12652

3308 Chapel Hill/Nelson Hwy.
Research Triangle Park, NC 27709

Attn: Angie Frye

Laucks Testing Laboratories, Inc.
940 South Harney

King County

Seattle, WA 98108

Attn: Mike Nelson

California Analytical Laboratories, Inc.
5895 Power Inn Road
Sacramento, CA 95824

Attn° Bonme McNeil

S ecterye
1// For'(llw

A

(714) 523-9200

PRIMARY: Jack Northington
(617) 661-3111

PRIMARY: Tyrone Smith
(919) 549-8263 ext 224

PRIMARY: Becky Siebert/ALTERNATE:

(206) 767-5060

ALTERNATE: Barbara McNatt
(916) 381-5105

ALTERNATE: Julia Frey

Wovshn, THXAT 99663 = - S22 e

Paul Mi’



Organics - GC Screen (cont'd)

U.S. Testing Company, Inc. (201) 792-2400 ext 253

1415 Park Avenue
Hoboken, NJ 07030 (Hudson)

Attn: Al Tordini : ALTERNATE: Richard Posner (ext 320)
Hazleton-Raltech {608) 241-4471

3301 Kinsman Blvd/P.O. Box 7545
Madison, W1 53704

Attn: David Hills ALTERNATE: Chris Alstetter/Emilio Sturino

~

EAL Corporation
2030 Wright Avenue
Richmond, CA 94804

Attn: George Caesar, Jr.

High Hazard Containment
Fred C. Hart Associates (312) 234-2683
Regulated Laboratory
Denver Federal Center

Building 53 (Green Trailer)
Denver, CO 80225

Attn: Steve Kunen

Revised 1/3/83
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'SECTION TITLE

RAVW QC DATA PACILT :

A. DFTPP

#1) GC/MS perforaance standard form.
2) Bar graph spactrua.

3. 1Rr3

#1) CC/MS performance standard form.
2) Bar graph spectrus.

C. Chromatography Check Data

1

|

|

|

|

|

|

i

!

|

|

|

|

|

|

:

|- 1) Benzidire EICP's.

| 2) Pentachlorophenol ZI1CP?'s/calculations.
= 3) GC/EC column check. -
|
}
|
|
|
|
|
|
|
|
{
|
|
|
1

D. Blank Data(in order VOA, A/B/N, Pesticide, Dioxin)

1) Chroaatograas.
2) Data systea printout.

E. Matrix Spike Data(4n order VOA, A/B/N, Pesticide)

1) Chroastograas.
2) Data systea printout.

-

?. Matrix Spike Duplicate Data(in order VCA, A/B/N, Pesticide)

1) Chromatograxs.
2) Data systenm printout.

Vi SAMPLE PREPARATION PACKET

! a. Sample control aheat (labdb's {nternal).
- 3. Screen data(in ordar VOA, A/B/N, pesticide)

o

1) CC/FID chromatograas.
2) CC screen data sheets.

. ®Designates new fomm.
¢ N
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TENTATIVELY IDERTIFIED COMPOUNDS —(IN REASOAMRLE MATIAHES

C

Sample Fraction - Compound Scan FIT Purity Concentration

PR S
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ANDIKUMENL JUNE ANU PFLEKFUKMANCE SUMMAKRY

" CASE NO. CONTRACTOR CONTRACT NO.
' - LOW LEVEL MED. LEVEL HICH LEVEL
WATER SOIL/SED. OTHER (Specify)

DFTPP and BFB Performance Results:

The DFTPP performance results were reviewed and found to be within
the specified criteria.

The BFB performance results were reviewed and found to be within
the specified criteria.

DFTPP BFB
Mass Ion Abundance Criteria Mass Jon Abundance Criteria
5§51 30-60 percent of mass 198 50 15-40 percent of mass 95
68 1less than 2 percent of mass 69 75 30-60 percent of mass 95
70 1less than 2 percent of mass 69 95 base peak, 100 percent
127 40-60 percent of mass 198 96 5-9 percent of mass 95
197 1less than 1 percent of mass 198 173 less than 2 percent of mass 174
198 base peak, 100 percent 174 greater than 50 percent of mass 95
199 5-9 percent of mass 198 175 5-9 percent of mass 95
275 10-30 percent of mass 198 176 greater than 95 percent, but
365 greater than 1 percent of mass 198 less than 101 percent of 174
441 present but less mass than 443 177 5-9 percent of mass 176

442 greater than 40 percent of mass 198
443 17-23 percent of mass 442

Deviations: Required Observed
. Date/Time Instrument File # Compound m/2 Abundance Abundance

FSCC AUDIT SUMMARY:
S0 ng benzidine detectable for all runs?

Pentachlorophenol response factor >.05 relative to D-10 anthracene for
o all runs?

e Y.t s
. Comments:




V111, CHROMATOGRAPHY CNECKS

L o

Type of Column: Packed Column

&

'.cl.wd Column Chromstography (heck

o

Fused Silice Capillary Column (FSCT)

Tailing Factors Acceptance Windows Actusl
Benzidime .Less than 3

Pant echlorophenol Less than $

FSCC Chromatography Check

50-ng benzidine detectsble? Yes o

Pentachlorophenol responss factor? Yes

Remarks:

24



X, STANONDS

- T

Censral shape of the total fon chrosstogram:

Base/
. Acids Neutrals Volatiles Pesticides
Pesk Shape
- Interferences
- Background
Area Response
&-nitrophenol
2,4-dinitrophencl
Pent achlorophenol
Benzidine
Hexachlorocyclopent sdiens -
Nitrobenzene
Isophorone
Dinitrotolusnes
%enu'kn

Reviewsr's Namet
7 FIS Telsphone No.3 p
B _ Coanercial Telephone No.t

[
o .t

25
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CALIBRATION VERIFICATION pPTIONAL

/'’
&)

Un

(1sproper calibration should de geported under Comments Section on the Introduction Page.)

Calibration verified at least once ©

Mean percent change foss then 203 fori

Date of:

Date ofs

Dats oft

Tnstrunent found to

.
Remarks:
s %0

Bass/Neutrel frection:

Calibration
verificstion
Analysis

e————————————

Acid Fraction:

Calibration
Verification
Analysis -

e ————

Volatile fFrectiont

Calibretion
Yerification
Analysis

a—————————

sch 8-hour shift: Yes

Acensphthene

1 .i-dlchiotobonzm
Hexachlorobutadiens
2-ch1oronq>hthalom
N-nitrosod {phenylanine
Dl-nactylphlhal ate
fluoranthens
Banzo{a)pyrens

p-chloto-a-cresol
2.l-d$chlorophem1
2-nitrophencl
Phenol

Pent achlorophenol

1 .1-dichlotoothylum
thloroform
4,2-dichloropropsns
Toluens

Ethylbenzens

be in calibration during snalysis: Yes

h’

g Chenge

SRl

|1

&

’

Y
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SPECIAL ANALYTICAL SERVICES
REVIEW DOCUMENT

A. Client

B. Laboratory(s)

C. SAS Number

Task
Code(s)
D. Specific Request: Organics
Inor ganics
Other
Protocol
Code(s)
E. Analytical Methodologies:  Organics
Inor ganics
Other

F. Methods Source

G. Reviewer Name

H. Reviewer Function or Title

The purpose of this inquiry is to gain information and recommendations from the SAS Pro-
gram Principals directly, in order to improve the methodology(ies), QA/QC requirements, or
reporting formats for future similar Special Analytical Services. Therefore, please respond
in a timely fashion to all questions and requests,

£ .

. % 0,



SPECIAL ANALYTICAL SERVICES
CLIENT REVIEW INQUIRY

Please return this inquiry document to SMO after review of the data package for this
Special Analytical Service. §

A. General Methodologies
.

1. Did the referenced methodology(ies) or protocol provide technically useful information
for this specific SAS request? I not, please explain.

2. Describe any changes in methodology or other technical improvements that you
recommend in order to more adequately perform this specific SAS task.




1.

2

. B. QC Requirements

Were the QC procedures adequate for determining the quality of the data for this
specific SAS request? If not, describe any problems encountered with the QC
- information.

Describe any changes in the QC requirements that you recommend in order to more
adequately perform this specific SAS task.




c C. Data Sheets and Report Format :

1. Were the reporting deliverables clear and understandable? If not, please explain.

2. What changes in report or deliverable format do you recommend?

D. Other Comments

Enter here any comments or recommendations for items not covered above.

. %0




